Mpynna B59

M E X TTOCUY AAPCTUBETHHBbB I C TAHOAOAPT
KAOMWI rocT
MeToabl OnpeaeNieHns LMHKa 12072.3-79
Cadmium.

Methods of zinc determination
OKCTY 1709

[Jata BBegeHna 01.12.80

Hactoswwnii ctaHgapT ycTaHaBnMBaeT NOAAporpapuyeckMii M aTOMHO-abCOPOLMOHHBIA MeToAbl
onpeaeneHns uuHKa (Npyu maccoBoli gone yuHka ot 0,0005 % fo 0,3 %).
CraHpgapT nonHocTbio cooTBetcTByeT CT C3B 915—78.

1 OBWWE TPEEOBAHWA

11. O6uwwe TpeboBaHMA K MeToAaM aHanu3a v TpeboBaHus 6e3onacHocT —no FOCT 12072.0.
(N3meHeHHas pepakums. Msm. Ne 2).

2. MONSAPOTPA®UNYECKUNIA METO[

21. CywHoCcTb MeTOfa

MeTog 0CHOBaH Ha 3KCTparnmpoBaHun LMHKa 3(hupoM B BUAE POAAHUCTOrO KOMM/eKca u nonsporpa-
(hMpoBaHNM LMHKa HA aMMOHUIAHO-aMMUaYHOM (POHE MpW NOTeHLMane NonyBosHbl MuHyc 1,45 B, Ha hoHe
pacTBopa OpTO(OCHOPHON KUCMOTbI NpW MOTeHUWane MonyBoNHbl MUHYC 1,3 B N0 OTHOLIEHWUIO K
HacCbILLEHHOMY KanoMe/lbHOMY 3/1eKTPOY.

22. AnnapaTtypa, MaTepuanb W peakKTWBHI

Monsporpag ocuunnorpaguyuecknii uav naTaporpad nepemMeHHOro TOKa co BCeMW MPUHALIEXHOCTAMM.

Kucnota consiHas nmo TOCT 3118, pasbasneHHas 11 un 1.9.

Kucnota asoTHas no MOCT 4461 un pasbaateHHas 1.1

Kucnota optodocthopHas no FOCT 6552, pactsop 0.03 monb/gm3.

Kucnota cepHast no FOCT 4204. pas6aateHHas 1:1. 1.9 u pactsop 0.5 monb/gm3.

Bopopoga nepekuck (nepokecug) no FOCT 10929.

AMMMak BogHbI no FOCT 3760.

AMMOHWIA pogaHucTbliA no TOCT 27067, pacteop 600 r/gm3.

AMMOHMI xnopucTelii no FOCT 3773.

Hatpuii cepHucTokmcablin no TY 6—09—5313.
AMMUaYHbI HOHOBBIV 3NEKTPONNT: B CKNSHKY BMECTUMOCTbIO 1 AM3 nomeluatoT 50 © X/0pUCTOrO

aMMOHuA. 20 r CEpHUCTOKMCNOrO HaTpus, npunaveatoT 500 cM3 BoAbl, NepemeLLnBaroT, npuamsatoT 50 cm3
ammuaka, 10 cm3 pacTBopa >XenaTuHa, [oNMBaroT Ao o6bema 14M3 BOAOM M NepemeLLmnBatoT.

CpoK rogHoCTV POHOBOFO 3M1EKTPONUTA —7 AHEVA.

XenatuH nuuwesoit no FOCT 11293. pacTBop 5 r/am3, CBEXENPUIOTOBEHHBIA.

AMMOHWIT BaHagMeBoKuCbIi MeTa no FOCT 9336, HacblWeHHbIi pacTBop.

MpombiBHONM pactBop: K 100 cm3 pacTBopa cepHoi kucnoTel 0,5 mMonb/gm3 npmbasnaoT 25 cm3
pacTBopa pofjaHUCTOr0 aMMOHUA U NePEMELLNBALOT.

Aup 3TUNOBLIN (MEANLUHCKWIA) MK 3mp M30MponunoBblii no TY 6—09—3704.

A30T razoobpasHbiii no FOCT 9293. A30T 04MLLAIOT OT KMC/IOPOAa CreayowmmM 06pa3om: CTpyHo a3oTa
MPOMYyCKaloT Yepes TPU CKNAHKM, cofepxKallme Ha [He aManbraMmy LMHKa U HanoSHEHHbIE HaCbILLEHHbIM

M3paHuve otmupanibHoe MepeneyaTka BocMpeLLeHa
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pacTBOPOM BaHaAWMeBOKWCION0 aMMOHUA B PacTBOPe CEPHOM KWUCNOTbl, pa3baBneHHoin 1.9, n npegsapu-
TeNbHO BOCCTAHOB/IEHHOI0 aManbramoil LmHKa ((hnoneTosas OKpacka).

LinHka amanbrama: 200 r umMHKa 06pabaTbiBalOT B TONCTOCTEHHOM COCYAe B CMECU, COAepKallei
10 cm3 pTyTK 1 50 CM3 cepHOli KMCNOTbI, pa3baBneHHon 1:9.

Linnk no FOCT 3640.

PTyTb Mo FOCT 4658.

CTaHfapTHble pacTBOPbI LIMHKA.

PacTtBop J1: HaBecky LuHKa maccoli 0,250 r pacTBOpSOT B MepPHOI Konbe BMecTumocTbio 500 cM3 B
50 cmM3 consHO KMcnoTbl, pa3baBneHHon 1:1, 4ONMBAOT O METKU BOLOI M MepeMeLlnBatoT.

I cm3 pacteopa J1 cogepxut 0.5 Mr LmHKa.

PactBop B: B MepHy Konby BmecTumocTbto 500 cM3 oTMepmBatoT nuneTkoir 20 cm3 pacTteopa /1,
npuavBatoT 50 CM3 CONAHON KMCNOThI, pa3baaneHHon 1:1, fONMBaOT LO METKW BOAOW W NMepeMeLLvBaroT.

1cm3 pacteopa b cogepxumT 0.02 Mr LUHKa.

[pafyvpoBoYHbIe pacTBOpbl LMHKa (cnocob [o6aBku CTaHAapPTHOrO pacTBopa): K [ABYM HaBeckam
KagMms 0TMEpUBAlOT MUKPOMUMNETKOW CTaHAapTHbI pacTBop LuHKa b cornacHo Tabn. 1, npuausaloT no
10 cmM3 a30THOIM KWUCMOTbI, pa3baaneHHOW 1:1, HarpeBatOT [0 PacTBOPEHMS aHANM3MPYeMOR Mpobbl W
BbINapuBaloT gocyxa. [lanee MocTynarT, KakK ykasaHo B M. 2.3.

Tabnuuya 1
Ko;lnyectHo po6asBneHHOIW0 M accosas
Mupka Kagmus Muccu Hraaeckm, CTapHaACaT\[;(T]SMM cTaHjapTHOro paciaopa Oi\;zn;b:w.egagm KOHuelopu/an?’
. 3 r unHka, Mr/am

0A 1,000 5 0.25 0.005 25 02
:égOA 1,000 5 05 0,01 2 04
KO 1,000 ; 10 0.02 % 0.8
KnO 1,000 5 20 0.04 5 16
Knl 1,000 5 25 0.05 25 20
Kal 1,000 5 35 0.07 5 28
KooC 1,000 5 4.0 0.08 Ps) 32
KaolC 1,000 5 50 0.1 5 4.0
Kn2C 0,200 A 04 0.2 0 4.0
Kn2C 02(H A 08 04 50 80
Kn2C 0,200 A 12 06 50 120

23. NMpoBepeHne aHanusa

B KOHMYECKYI0 KONby BMECTUMOCTbIO 250 cM3 MoMeLLatoT HaBecKy Kanmus maccoi 1,000 r, mpunu-
BatoT 10 cM3 a30THOW KWCNoThl, pa3basneHHol 1:1. u HarpesatloT fgocyxa. MpunvsaioT 5 cM3 CONAHONA
KUCNOTbI 1 BbINapuBaroT Aocyxa.

K octaTky npunusatoT 20 cM3 pacTtBopa CepHoi kmucnotbl 0,5 mMonb/gm3 pacTBop, HarpesaloT Ao
pacTBOPEHWS COJeid, OXNKAAIOT, NEPEINBAIOT B AEIUTENbHYIO BOPOHKY BMECTUMOCTbLIO 150 cM3, npunu-
BaloT 5 cM3 pacTBopa pPOJaHMCTOro amMOHWSs, AONMNarT A0 06bema 50 cM3 BOAON, NpeABapuUTeNbHO
OMOMIOCHYB KO0y, B KOTOPOI Haxogunack npoba, go6aensatoT 50 cm3 M30NpONMAOBOro MAM 3TUNOBOMO
apa 1 BCTPAXMBAIOT B TeYeHMe 2 MUH. HWXHIOW BOAHYHO (hasy 0TOpachiBaloT, a 3MPHbLIA 3KCTPaKT
NpoMbInatoT 25 M3 NPOMBIBHOTO pacTBopa B TedeHne 10 c. [pombiBaHMe 3KCTpaKTa MOBTOPSIOT. SUPHbINA
3KCTPAKT MepeBoasaT B KOHNYECKYO KOOy BMECTUMOCTbI0 100—250 cM3 1 OTTOHAKT 3up Ha BOASHONW GaHe.

K ocTaTky npn6aBnsoT 2 CM3CepHOI KUCNOThI, pasbaBneHHoi 1:1. fo6aBnst0T 5—6 Kanesb a30THON
KWUCNOTbl 1 PacTBOpP BbINapuBaroT AOCyXa, Nepuoanyeckn [06aBnss No 2 Kanau nepokcuia BOAOPOAA.

Mpy onpefeneHun UUHKA Ha ocuumanorpaguueckom nonsporpade octaTok obpabaTbiBaloT 2—3
KannaMum ammuvaka, npuamsatoT 10 cM3 (DOHOBOrO 3NeKTPo/uTa, MepemMellyBaoT M COrnacHo Ttaén. |
KO/IMYECTBEHHO MEPeBOAAT B COOTBETCTBYHOLLYIO MEPHYIO KOMOY, ONMBAIOT O METKN DOHOBbLIM 3/1EKTPO-
NNTOM W NepeMeLlMBatoT. YacTb pacTBoOpa 3a7MBaloT B MOAAPOrpaduueckyto s4eiiky 1 npoBoAAT Nonspo-
rpathmpoBaHvie LMHKa Mpu ONTUMasbHOM [Mana3oHe TOKa W MoTeHuuane noaysonHbl MuHyc 1,45 B mo
OTHOLLEHMIO K HACbILLEHHOMY KalOMeNbHOMY 3/1eKTpoAy. B aHanornyHbIx ycnoBmax NpoBogaT Nonsporpa-
(hMpoBaHHe rpaflyMpoBOYHbLIX PACTBOPOB LIMHKA U PACTBOPOB KOHTPO/IbHLIX OMbITOB.

Mpn onpefeneHnn LMHKa NEPeMEHHOTOKOBLIM MOAAPOrpaPUyecKUM METOLOM K OXNaXAeHHOMY
ocTaTky npunusatoT 10 cm3 pacTBopa (hOCPOPHOI KUCNOThLI, HarpeBatoT PacTBOP 4O PacTBOPEHUS CONei,
OX/IXKAAL0T, NMepeBOAAT B MEPHYHO K0nby BMeCTUMOCTbIO 25 nan 50 cM3, 40NMBaKOT pacTBOPOM (DOCKHOPHOI
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KMCNOTbI O METKM M NepeMeLlvBatoT. YacTb pacTBopa 3a/MBatoT B MOAsAporpaduryeckyto sueiiky, npogy-
BAlOT B TeyeHMe 5 MVH a30ToM (a30T NpeaBapuTeIbHO MPONYCKAOT Yepes CKASHKM C BaHafaTOM aMMOHWS)
1 NpoBOAAT nonsporpadupoBaHne Mpu COOTBETCTBYIOLEM [Mana3oHe TOKa U NOTeHUMane nmka MuHYC
1,25—1,30 B no OTHOLIEHUIO K HAaCbIWEHHOMY KafiOMeNlbHOMY 3MEKTPOAY. B aHanormyHbIX YCnoBuax
NpoBOAAT NoAsporpagmpoBaHmne rpafyMpoBOYHbIX PACTBOPOB LIMHKA M PAaCTBOPOB KOHTPO/bHbLIX OMbITOB.

Mpwn pacueTe cofepXXaHWs LMHKA U3 3HAYEHUS BbICOTHI BO/HbI aHaM3MPYeMOl Mpo6bl BblYMTAOT
BbICOTY BOJIHbI KOHTPO/IbHOIO OMbITa, & U3 3HA4YEHWS BbICOTbI BO/IHbI aHANM3UPYeMOV Npobbl ¢ f06aBKOM
—BbICOTY BOJIHbI aHa/IM3MPYEMOVA NPO6bl Y KOHTPOLHOIO ONbITa.

2.1—2.3. (13meHeHHas pefakuus, M3m. Ns 3).

3. ATOMHO-ABCOPBLIVNOHHbIA METO/,

31 CyuwHocTb MeTOfa

MeTog OCHOBaH Ha W3MEpeHWM MOFMOWEeHUS aHaIMTUYECKOW NIMHUW LUHKA MNpU AAVHE BOMHbI
213,8 HM C BBefleHMeM PacTBOPOB aHaIN3MPYeMbIX NPo6 W rpafyMponoYHbIX PacTBOPOB B BO3LYLLUHO-avie-
TH/IEHOBOe Nniams. HaBecKy Kagmus npefBapuTeNbHO NepeBOAAT B PACTBOP KUC/IOTHBLIM PasfioXeHNEM.

3.2. AnnapaTtypa, maTtepuanbl U peakKTUBHI

ATOMHO-ab6COPOLMOHHBIA CNEKTPO(MOTOMETP /IFOB0IA MapKM C UCTOYHUKOM M3NYYeHWUs 4N1S LMHKA.

Bo3ayx, oxaTtblii nog faateHnem 2 105—6 K)5 Ma (2—6 atm).

ALeTuneH B 6a1noHe.

Kucnota a3otHas no MOCT 11125. {u3basneHHas 11 n pacTBop 2 Monb/gm3.

CTaHAapTHble pacTBOPbI LIMHKA.

Linik no FOCT 3640 He Hwke mMapku LI2.

PacTtnop A: HaBecKy LMHKa Maccoli 0.100 r momeLlaroT B CTakaH BMecTMMocTbio 100 cm3, npunusatoT
10 cm3 pacTBOpa a30THOW KWUCNOTbI, pa3baBneHHo 1:1. HarpeBatoT 40 yAaneHWs OKCUAOB a30Ta, OX1axaa-
IOT. KO/IMYECTBEHHO MEPEHOCAT B MEPHYH Konby BMECTMMOCTbiO | AM3, AONMBAlOT A0 METKW BOAON U
nepemeLLnBatoT.

1cm3 pacteopa cogepkut 0.1 Mr LMHKa.

PacTeop B 25 cmM3 pacTBopa A MepeHocsT B MepHyto Konby BMeCTUMOCTbIO 250 cm3, JonMBarOT Ao
METKW BOZOW W NepemeLLnBaroT.

I cm3 pacteopa cogepxumT 0,01 Mr LuHKa.

Kagmuii no TOCT 1467 wnm TOCT 22860, copepxawuii UuHka He 6onee MO-4 %, pactBop
100 mr/gm3; 100 r kagMUsA B BUAE KYCOYKOB UAW CTPYXXKW pacTBopsitoT B 200—250 cM3 a30THOM KMUCNOTbI.
KucnoTy npununsatoT MefeHHO Hebonblwmmn nopuuamu (npumepHo no K) cm3). Ecnv npu gobasneHun
oyepesHO/ MOPLMM KUCIOTbI peakuns uaeT 3ameAneHHo, CNMBaoT 06pa3oBaBLUMIACA PacTBOP a30THOKMC-
NOro KagMus B ApYryto Konby v NpoAo/mKatoT pasnoxeHue. 3ateM 06beVHAIOT BECb PACTBOP, KUMATAT A0
yAaneHns OKCUAOB a30Ta, pa3bdaBnsloT BOAON, MEPEBOAAT B MepHYH Konby BMecTMmocTbio 1000 cm3 u
nepemeLLnBaLOT.

(M3veHeHHasa pepakums, Msm. Ne 1, 2, 3).

33. NMpoBepgeHne aHanusa

3.3.1. HaBecky kagmua maccoit 1.000—5,000 r nomeLsaoT B KOHMYECKYK KONOy BMECTMMOCTbHIO
250 cm3 npunusatoT 15—25 cM3a30THON KMCNOTbI, pa3baBneHHOW 1:1, HarpeBakoT 40 NOMHOr0 pacTBope-
HUS MeTasina v yaaneHns okcuaos asota. MpunusatoT 25 cM3 BOAbI, NepeMELLIMBAIOT, OXIaX4Al0T, pacTBop
KOMIMYECTBEHHO NePeBOASAT B MePHYI0 Konby BmecTumocTbio 100 cM3 v nepemelunsaroT. PacTBop aHanu-
31MpyeMoii Npobbl U rpagyMpoBOYHbIE PACTBOPLI BBOAAT B BO3AYLUHO-aLleTW/IEHOBOE Nnams U U3MepstoT
MOr/NOWEHNE aHA/IMTUYECKOM NMMHUKN LUUHKa 213,8 HM o TOCT 12072.0.

Mpy Heo6X0AMMOCTM B PacTBOPE aHaNM3npyemoii Npobbl MOryT 6bITb ONpeseNieHbl TaKKe COAepXaHns
Tannus, CBUHLUA, Xenesa, Mefin U HUKens.

3.3.2. [1ns NoCTpoeHWs rpafyMpoBOYHOrO rpauka roToBsT [Be CEpUN rpagyrpoBOYHbLIX PaCTBOPOB.

| cepus: B ABeHafUaTb M3 TPUHAALATO» MEPHbIX Konb BMecTuMocTbio 100 cm3 oTmepuBatoT 2,0; 5.0;
10.0 n 20.0 cm3 pacTBopa b 1 4,0: 6,0: 8,0; 10.0; 15,0; 20.0; 25,0 n 30,0 cm3 pacTBopa A (4T0 COOTBETCTBYET
0,2; 0.5; 1,0; 2.0; 4,0; 6.0; 8,0; 10.0; 15,0; 20,0; 25.0; 30,0 Mr/am3 LUMHKa), B K&XAYH M3 KOG NpuamsatoT
10 cm3 pacTBOpa a30THOIN KUCNOTbl 2 MO/b/AM3, 4ONMBAIOT A0 METKW BOAOW M nepemelunBatoT. OCHOBOW
3TUX TPafyMpoBOUHbLIX PACTBOPOB CMYXWT BOAA.

Il cepusi: B YeTblpe M3 NATU MePHbIX Konb BMecTumocTbio 100 cm3 oTmepusatoT 2,0; 5,0; 10.0 un
20.0 cm3 pacTtBopa b (uto cootBetcTBYET 0,2; 0,5; 1.0 M 2,0 MI/AM3 LUHKA); B KXY U3 KOG NpuanBaroT
K) cm3 pacTBopa a30THON Kucnotel 2 Monb/am3, 50 cm3 pactBopa kagmus 100 r/gm3, [oNMBalOT 0 METKM
BOAOV W nepemellvBatoT. OCHOBOM 3TUX rpagyvpoBOYHbIX PacTBOPOB CAYXWUT pacTBop Kagmus. [Mo
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rpafyvMpoBOYHbIM pacTBopam | cepuy M3mepstoT pacTBopbl Npo6 u3 HaBecku maccoi 1.0—2.5 r. Il cepus
rpafiyvpoBOYHbIX PACTBOPOB CAYXWT A1 aHanu3a pacTBOpoB NpPo6 U3 HaBecKn maccoi 5.

Mpw onpefeneHun “3 OAHOIO PacTBOpa >Kenesa, CBUHLUA, Tanus, Meau U HUKENd B KaXAYO U3
yKasaHHbIX Bbille KONG OAHOW W3 Cepuil rpagyvipoBOYHbLIX PacTBOPOB [06aBNAIOT TaKMe KO/MYecTBa
CTaHfapTHbLIX PACTBOPOB 3/1EMEHTOB, KOTOPble 6bl COOTBETCTBOBA/IM KOHLEHTPALMAM WX B rPafyNpOBOYHbIX
pacTBopax.

3.3.1. 3.3.2. (N3meHeHHaa pegakums, V3m. Ne 1, 3).

4. OBPABOTKA PE3YJ/IbTATOB

4.1. MaccoByto gonto UuHKa (A), %, npyu nonsporpadMyeckoM OMpPefeNeHN BbIYMCAAIOT MO
thopmyne
HY-C
h -1 -10000"

rge // — BbICOTa BOMHbI LMHKA aHanM3MpyemMoro pacteopa npobbl, Mm;
V— 06bemM MepHOW Konbbl, cM3
M— BbICOTA BO/HbI HUHKa rpafyvpoBOYHOr0 pacTeopa, MM;
C— MaccoBas KOHLEHTpauns LWHKa B rpagyMpoBOYHOM pacTBope, Mr/am3;

T — Macca HaBeckMm, T.
(M3meHeHHaa pepgakums, M3m. Ne 3).
4.2. MaccoByto Jonto uuHKa (A), %, npyu aTOMHO-a6CoOpP6LMOHHOM OMpefeNieHnn BbIYMCAAIOT MO
thopmyne
y- - C2)'Yy
T m10000

rae C| —maccoBas KOHUEHTpauua LMHKa B aHain3nMpyemMoM pactsope, Mr/gm3
C2 — maccoBas KOHLeHTpauus LMHKa B pacTBOPe KOHTPOMLHOIO OnbiTa, Mr/gm3;
T — Macca HaBeckw, T;
Y — 06beM MepHOI Konbbl, CM*.
(U3meHeHHas pepakums, M3m. Ne 1, 3).

4.3 ABCOMOTHbIE AOMYCKAeMbIe PACXOXAEHUs Pe3y/bTaToB MapaniesibHbIX ONPeAeNieHnin U pesy b-
TaToB aHa/M3a He JO/KHbI NPEBbILLATL 3HAYEHUIA, MPMBEIEHHbIX B Tabn. 2.

Tabnuua 2
JlonyckaemMoe pacxoXkaeHvie Joryckaemoe pacxoXKaeHvie pesyrisTaTos
MacCOBas HOMH LHKA, % MApENbHbIX OMPEdENeHM. % aHamv3a. Y
OT 0.0005 40 0.001) uKal0Y. 0,0003 0.0004
CB. 0.0010 . 0.0040 » 0.0005 0,(XH06
* 0,0040 » 0.0100 * 0.0015 0.0020
* 0.010 * 0.040  * 0.003 0.0(M
» 0.040 . 0,100  * 0.010 0.013
» 0.0  * 0.30 0.02 0.03

(MiameHeHHas pegakums, Mam. Ne 3).
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NMH®POPMALMOHHbBLI E JAHHbIE

. PABPABOTAH I BHECEH MwuHucTepcTBOM LBETHO MeTannyprun CCCP

. YTBEPX/EH W BBEJEH B [JEVICTBWE [MocTaHoBAeHNeM [OCyfapcTBeHHOro komuteta CCCP o

cTaHgapTtam ot 27.08.79 Ne 3230

. CraHpgapt nonHoctbio cooTBetcTByeT CT C3B 915—78
. BBAMEH OCT 12072.3-71

. CCbINOYHbIE HOPMATUBHO-TEXHWYECKWE JOKYMEHTHI

O6o3HayeHvie HTA, O6o3HaveHve HT/,

HA KOTOpbIA S1aVa CChINKa Howmep MyHkTa, MOATYHKTA. o \ropbid natia cobika Howmep MykTa, noaynkTa
FOCT 1467-93 32 FOCT 9336-75 2.2

FOCT 3118-77 22 FOCT 10929-76 2.2

FOCT 3640—94 22.32 rOCT 11125-84 3.2

FOCT 3760-79 2.2 rOCT 11293-89 22

FOCT 3773-72 2.2 FOCT 12072.0-79 11.331

FOCT 4204-77 2.2 FOCT 22860-93 32

FOCT 4461-77 2.2 FOCT 27067-86 2.2

FOCT 4658-73 22 TY 6-09-3704-74 22

FOCT 6552-80 22 TY 6-09-5313-87 22

FOCT 9293-74 22

OrpaHuyeHre cpoka [eicTBUS CHATO Mo npoTokony Ne 5—94 MexrocyaapcteeHHoro CoseTa Mo
CTaHZapTu3auum, metponorum u ceptudurkaumnm (MYC 11-12—94)

M3OAHUE c N3meHeHunsmu Ne 1, 2, 3, yTBepxaeHHbIMU B (heBpane 1981 r., aBrycte 1984 r., uione
1990 r. (MYC 5-81, 12-84, 11-90)
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